vacuum filtration

Buchner funnel with filter paper

of appropriate size

rubber sl eeve \ |_
| | ——
’ |

si de arm vacuum
filtering flask

1

used to rapidly renmove solvent away fromrecrystallized product

ring stand with clanps to clanmp
side armflask & vacuumtrap

Saf eti es when conducting a recrystallization

ook wNE

never |eave a flask unattended on a hot plate
swirl boiling mxture constantly

recrystallize froma flask of appropriate size
cap/ cool using a stopper of appropriate size
use an ice/water bath at your
parafilmall stoppered solutions stored in |ocker

Saf eti es when conducting a vacuumfiltration

al ways use a vacuumtrap

vacuum trap

NookwNE

never vacuum filter hot sol utions

hot gravity filtration

stem ess gl ass funnel
fluted filter paper

|

1
2.

al ways renove the filtrate i nmedi ately
contam nate the punp oil, replace it
al ways use a ring stand & cl anps
use filter paper of appropriate size
don't forget your rubber sleeve

i medi ately

use hot gravity filtration to renove insoluble inmpurities when recrystallizing solute

use hot gravity filtration to renove insoluble activated charcoa

Saf eti es when conducting a hot gravity filtration

Sa

NoOohkwNE

—

use a hot plate set to an appropriate setting

use water as a heat sink, don't place an enpty beaker directly on a hot plate

use a stemnl ess funne

use fluted filter paper

evaporate down (concentrate down) with a boiling chip in a beaker
transfer filtrateto a flask of appropriate size to recrystallize

NEVER recrystallize in a beaker, recrystallize always in a capped Erlenmyer flask

eties when working with activated charcoa

NN E

don't breath in the dust

wipe up all spills with a wet paper towel

don't get it on your cloths

don't add activated charcoal to a hot solution

decol orize with about a thunb's worth of activated charcoal added to warm sol utions

renove by hot gravity filtration insoluble activated charcoa
if crystals formin the filter paper, redissolve with hot solvent
pl ace filtered charcoal in the trash
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Part B Recrystallization on Pure Acetanilide & Baseline Yield Data Measurenent
two trials

wei gh & recycle final crystals Safeti es when wei ghi ng conpounds on the bal ances
1. use a powder funnel to transfer chemicals
) ) . 2. measure chem cals directly over the powder funnel
review all safeties add 30mi_ boil _ mark |evel , _Cap & 3. never tap chenicals downward onto the bal ance
wei gh 1.000g HO and 10 mn to achieve cool 4. never neasure chenicals outside the bal ance
pure acetanilide boi | supersaturation 5. never leave snail trails of chenicals
6. have your notebook in hand whil e wei ghi ng sanpl es
7. contact your instructor if you have nade a ness
dry crystals F-" "~~~ -"-"-7777-T-T-TmToommmmm oo mmmm I m I \
:: FI RST CROP, cal cul ate % recovery )
cool in _ ki ck o isolate cr yst al s o L r_eQ\iC_l ecr ys_t_al_s_ _I DI_O_ _\N@Sj_e_j_aL - __S_e_cc_)n_d_ g_op|
ice/water seed by vacuumfiltration dry crystals
bat h scratch review safeties filtrate _ concentrate transfer __cap & vacuum_
m xture down ina = to flask ~ cool ~ filter
beaker of appropriate | _waste
size & concentrate filtrate
to supersaturation Into
agueous
Saf eti es when conducting a recrystallization wast e
cont ai ner
1. never leave a flask unattended on a hot plate
2. swirl boiling nmixture constantly
3. recrystallize froma flask of appropriate size
4. cap/cool using a stopper of appropriate size
5. use an ice/water bath at your bench
6. parafilmall stoppered solutions stored in your |ocker

Saf et

i es when conducting a vacuumfiltration

NoohkwNE

never vacuumfilter hot solutions
al ways use a vacuumtrap
al ways renmove the filtrate i mrediately

contaminate the punp oil, replace it inmmediately

al ways use a ring stand & cl anps
use filter paper of appropriate size
don't forget your rubber sleeve
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Part C Recrystallization on Inpure Acetanilide with Hot Gravity Filtration & Activated Charcoal
two trials Hot gravitiy filtration to remove insoluble inpurities
save final crystals

only one sample turned in filtered charcoal

pl ace in trash

review all safeties add 30nL_ hot gravity add activated  boil _ hot gravity

wei gh 1.000g " HOand = Tilter away charcoal to warm 10 min filter away ~

i npure acetanilide boil i nsol ubl e mxture to i nsol ubl e concentrate  transfer . _Cap &

impurities decolorize; act. charcoal down ina =~ to flask ~ cool

a thunmb's worth beaker of appropriate
of act. charcoal size & concentrate
review safeties to supersaturation

dry crystals T : . )
y y »! turn in one sanple in a correclty |abel ed vial !

| 1
1 FI RST CROP, cal cul ate % recovery Second Crop!

cool in kick . isolate crystals N A g Bl g o
i ce/ wat er seed by vacuumfiltration dry crystals
bat h scratch review safeties filtrate _ concentrate transfer _ _cap & vacuum_
m xt ure T down ina o to flask " cool  filter
beaker of appropriate |_Waste
size & concentrate filtrate
to supersaturation Into
agueous
Saf eti es when conducting a hot gravity filtration wast e
1. use a hot plate set to an appropriate setting contai ner
2. use water as a heat sink, don't place an enpty beaker directly on a hot plate
3. use a stem ess funnel
4. use fluted filter paper
5. evaporate down (concentrate down) with a boiling chip in the beaker
6. transfer filtrateto a flask of appropriate size to recrystallize
7. NEVER recrystallize in a beaker, recrystallize always froma capped Erlennyer flask
Safeties when working with activated charcoal

don't breath in the dust

wipe up all spills with a wet paper towel

don't get it on your cloths

don't add activated charcoal to a hot solution

add about a thunb's worth to cold or warm sol utions to decolorize
renove by hot gravity filtration insoluble activated charcoa

if crystals formin the filter paper, redissolve with hot sol vent
pl ace filtered charcoal in the trash

N O RWNE
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